Key indicators: single-crystal X-ray study; T = 113 K; mean (C-C) = 0.002 Å; R factor = 0.045; wR factor = 0.122; data-to-parameter ratio = 13.2.
Refinement R[F 2 > 2(F 2 )] = 0.045 wR(F 2 ) = 0.122 S = 1.09 9889 reflections 751 parameters H atoms treated by a mixture of independent and constrained refinement Á max = 0.26 e Å À3 Á min = À0.27 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). (17) 168 (2) Symmetry codes: (i) x; Ày þ 1 2 ; z þ 1 2 ; (ii) x; Ày þ 1 2 ; z À 1 2 ; (iii) x þ 1; y; z; (iv) x; y; z þ 1; (v) x; y; z À 1; (vi) x À 1; y; z þ 1; (vii) x À 1; y; z.
Data collection: CrystalClear (Rigaku, 2009); cell refinement: CrystalClear; data reduction: CrystalClear; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: ORTEP-3 (Farrugia, 1997); software used to prepare material for publication: publCIF (Westrip, 2010 
Special details
Geometry. All esds (except the esd in the dihedral angle between two l.s. planes) are estimated using the full covariance matrix. The cell esds are taken into account individually in the estimation of esds in distances, angles and torsion angles; correlations between esds in cell parameters are only used when they are defined by crystal symmetry. An approximate (isotropic) treatment of cell esds is used for estimating esds involving l.s. planes.
Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating Rfactors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 ) (5) O2 0.0339 (7) 0.0348 (7) 0.0258 (7) 0.0121 (5) −0.0037 (6) −0.0075 (6) O3 0.0235 (6) 0.0382 (7) 0.0239 (7) 0.0002 (5) 0.0059 (5) 0.0027 (5) O4 0.0198 (6) 0.0245 (6) 0.0229 (6) 0.0021 (4) 0.0041 (4) −0.0004 (5) O5 0.0213 (6) 0.0331 (7) 0.0190 (6) −0.0004 (5) −0.0008 (5) 0.0014 (5) O6 0.0203 (6) 0.0326 (7) 0.0191 (6) −0.0027 (5) −0.0035 (5) 0.0048 (5) O7 0.0178 (5) 0.0327 (7) 0.0215 (6) 0.0020 (5) 0.0037 (4) −0.0027 (5) O8 0.0193 (6) 0.0300 (7) 0.0196 (6) 0.0003 (5) −0.0043 (5) −0.0006 (5) O9 0.0235 (6) 0.0372 (7) 0.0213 (7) 0.0065 (5) 0.0007 (5) 0.0055 (5) (6) 0.0008 (4) −0.0040 (4) 0.0030 (5) O17 0.0254 (6) 0.0335 (7) 0.0175 (6) −0.0014 (5) 0.0012 (5) −0.0017 (5) O18 0.0210 (6) 0.0247 (6) 0.0201 (6) −0.0005 (5) 0.0048 (5) −0.0014 (5) N1 0.0216 (7) 0.0167 (7) 0.0242 (8) −0.0015 (5) −0.0006 (5) 0.0000 (5) N2 0.0202 (6) 0.0175 (7) 0.0190 (7) 0.0008 (5) −0.0004 (5) −0.0006 (5) N3 0.0198 (6) 0.0175 (7) 0.0182 (7) −0.0001 (5) −0.0004 (5) −0.0005 (5) N4 0.0198 (6) 0.0168 (7) 0.0198 (7) −0.0002 (5) −0.0008 (5) 0.0020 (5) N5 0.0200 (6) 0.0169 (7) 0.0194 (7) 0.0009 (5) −0.0003 (5) −0.0015 (5) N6 0.0198 (6) 0.0178 (7) 0.0189 (7) 0.0003 (5) 0.0002 (5) 0.0019 (5) C1 0.0309 (9) 0.0169 (8) 0.0277 (9) −0.0044 (7) 0.0059 (7) 0.0007 (7) C2 0.0321 (9) 0.0190 (8) 0.0300 (10) 0.0046 (7) 0.0069 (7) 0.0075 (7) 0.0304 (9) 0.0191 (8) 0.0245 (9) 0.0040 (7) −0.0060 (7) −0.0031 (7) C11 0.0358 (10) 0.0173 (8) 0.0311 (10) −0.0019 (7) −0.0119 (8) 0.0007 (7) C12 0.0248 (8) 0.0226 (9) 0.0275 (9) −0.0047 (6) −0.0047 (7) 0.0058 (7) 0.0288 (9) 0.0205 (8) 0.0255 (9) 0.0026 (7) −0.0027 (7) −0.0013 (7) C20 0.0354 (9) 0.0176 (8) 0.0335 (10) −0.0045 (7) −0.0085 (8) 0.0026 (7) C21 0.0238 (8) 0.0246 (9) 0.0282 (10) −0.0050 (7) −0.0038 (7) 0.0062 (7) C22 0.0187 (7) 0.0231 (8) (9) 0.0041 (7) 0.0031 (7) 0.0067 (7) C47 0.0350 (9) 0.0182 (8) 0.0289 (10) −0.0038 (7) 0.0079 (7) 0.0022 (7) C48 0.0257 (8) 0.0233 (9) 0.0252 (9) −0.0065 (6) 0.0032 (7) −0.0016 (7) C49 0.0183 (7) 0.0206 (8) (17) 166 (2) O6-H6···O1 iii 0.90 (3) 1.80 (3) 2.6801 (16) 168 (2) O8-H8···O16 0.88 (3) 1.85 (3) 2.7219 (16) 168 (2) O9-H9···O11 iv 0.84 (3) 1.96 (3) 2.7841 (18) 168 (2) O11-H11···O13 v 0.85 (2) 1.92 (2) 2.7239 (16) 157 (2) O12-H12···O8 0.84 ( 
